


APPENDIX C

LABORATORY ANALYTICAL REPORTS



Bonner Analytical Testing Company

2703 Oak Grove Road, Hattiesburg, MS 39402
Phone: (601) 264-2854 Fax: (601) 268-7084

CASE NARRATIVE: (Hercules)

Voldatiles and Semivolatiles

Samples were received at BATCO on August 11, 12, 13, 14, 28 and September 3, 2003.
The following lists all samples received and the analysis requested.

Date Received Hercules ID Bonner ID
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8/11/03 HER GP04-7-8 BT88678 | S | X
8/11/03 HER GP02-GW BT88679 (W | X X
8/11/03 HER GP04-GW BT88680 |W| X X
8/12/03 HER-GP08-GW BT88700 |W | X X
8/12/03 HER GP08-DUP-GW BT88701 |W | X X
8/12/03 HER GP08-MS-GW BT88702 |W | X X
8/12/03 HER GP08-MSD-GW BT88703 W | X X
8/12/03 HER GP06-GW BT88704 |W | X X
8/12/03 HER RS-01 BT88705 {W | X X
8/12/03 HER GP05-GW BT88707 |W | X X
8/12/03 HER GP07-GW BT88708 |W | X X
8/13/03 HER GP14-GW BT88739 {W| X X
8/13/03 HER GP09-GW BT88740 |W| X X
8/13/03 HER GP13-GW BT88741 |W | X X
8/13/03 HER GP15-GW BT88742 |W | X X
8/13/03 HER BDO1 BT88743 {W | X
8/13/03 HER GP17-GW BT88744 | W | X X
8/13/03 HER GP09-GW BT88745 |W| X | X
8/13/03 HER GP10-GW BT88746 |W| X | X | X
8/13/03 HER BD02 BT88747 |W[X| X | X
8/13/03 HER GP11-GW BT88748 | W | X X
8/14/03 HER GP11-GW BT88794 | W X
8/14/03 HERGP18-GW BT88795 | W | X X
8/14/03 HER GP12-GW BT88796 (W] X | X | X
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8/28/03 HER MW01-082803 BT88950 | W | X X
8/28/03 HER MW10-082803 BT88951 |W | X X
8/28/03 HER MW10 MS BT88952 | W | X X
8/28/03 HER MW10 MSD BT88953 | W | X X
8/28/03 HER MW04-082803 BT88954 |W | X X
8/28/03 HER MW11-082803 BT88955 | W | X X
8/28/03 HER BDO03 BT88956 | W | X X
9/3/03 HER CMO00-SW090303 | BT89024 | W | X X
9/3/03 HER CM01-SW090903 | BT89025 | W | X X
9/3/03 HER CMO00 MS/MSD BT89026 | W | X X
9/3/03 HER CM00-SD090303 | BT89027 | S | X X
9/3/03 HER CMO01-SD090303 | BT89028 | S | X X
9/3/03 HER CM00 MS/MSD BT89029 | S | X X

Semivolatiles

Samples were extracted on 8/18/03 @ 0800 hrs. This included the five samples, a
method blank, a lab control, a matrix spike, and a matrix spike duplicate. Each sample
was spiked with a surrogate mix containing six compounds, three acidic at 200 ppm and
three base/neutrals at 100 ppm. The lab control, matrix spike, and matrix spike duplicate
were spiked with a matrix spike solution containing eleven compounds, ranging in
concentration from 100 ppm (B/N) to 150 ppm (acids). The samples were extracted and
concentrated according to SW-846 EPA Method 3510C.

A DFTPP tuning standard and a 6 point calibration curve containing 65 target
compounds, 6 surrogate compounds, and 6 internal standards were ran on the gas
chromatograph (GC) equipped with a mass selective detector (MS). The DFTTP
standard, as well as the linearity of the curve, met all QA/QC requirements set in EPA
method 8270C.

The samples were analyzed on 8/21/03 and 8/22/03 under the same conditions as the
calibration curve. No target compounds were found in any samples sent by Hercules for
semivolatile analysis. Surrogate recoveries ranged from 19.04% to 78.04%.

Volatiles

Samples were analyzed for volatile organic compounds (VOCsS) utilizing a 5890 Series I
Hewlett Packard Gas Chromatograph (GC) and a Perkin-Elmer Ion Trap Detector. These
samples were run within the fourteen-day holding time window according to EPA



SW846 Method 8260B All QA/QC criteria were within the limits set in EPA SW846
Method 8260B. The only exception is that the surrogate recoveries were out of range for
BT88678 (HER_GP04-78) and BT88679 (HER_GP02-GW) due to matrix affect. The
sample dilutions and the surrogate recoveries were within the acceptable range.

A BFB standard was run on the HP-5890 GC to verify that the Ion Trap Detector was
tuned and functioning properly. A five point calibration curve was obtained from
dilutions of a working standard, 8260 calibration mix, which proved to pass linearity in
accordance to EPA Method 8260B. Initial and continuing calibration verifications were
acquired, analyzed, and passed during the sequence of the sample run. All Quality
Assurance and Control measures were met in accordance to Method 8260B.

Volatile compounds were detected in the following samples.

BT88700 HER-GP08-GW
BT88701 HER-GP08-GW DUP
BT88704 HER-GP06-GW
BT88707 HER-GP05-GW
BT88708 HER-GP07-GW
BT88739 HER-GP14-GW
BT88742 HER-GP15-GW
BT88743 HER-BDO1
BT88748 HER-GP11-GW
BT88796 HER-GP12-GW
BT88678 HER-GP04 -7-8
BT88679 HER-GP02-GW
BT88680 HER-GP04-GW
BT88950 HER-MW01-082803
BT88951 HER-MW10-082803

All remaining samples were non-detect for all target compounds.

Dioxathion Analysis

A Dioxathion Calibration working standard was prepared from the individual
Dioxenethion, Dioxathion (cis), and Dioxathion (trans) isomers obtained from Sigma-
Aldrich Chemicals. Dilutions were made from the working standard to obtain an eight-
point curve (0.4 to 20 ppm) utilizing a HP-1090 HPLC and HP-Chem software. A Diode-
Array Detector, DAD, was used to obtain the data. Table 1 illustrates the retention times,
linearity correlation coefficient, and the PQL’s.




Table 1-Calibration Data

Dioxathion Isomer | Retention Times Calibration of Practical Practical
@ 210 nm Linearity Quant Quant
(min) Correlation Limits for | Limits for

Coefficient Water Soils (ppb)
(ppb)

Dioxenethion 3.648 0.9997 2.19 170

Dioxathion (cis) 6.914 0.9974 4.75 134

Dioxathion (trans) 7.462 0.9998 3.04 149

Water samples were

extracted on 08/15/03 using EPA SW846 Method 3510C for

Separatory Funnel Liquid-Liquid Extraction. Methylene chloride was the extracting
solvent and exchanged to acetonitrile at 1-mL final volume. The samples were then
analyzed on 09/12/03, using the HP-1090 HPLC under the same method as the
calibration. None of the samples indicated the presence of any of the Dioxathion isomers,
with the exception of sample HER-GP04-GW. The presence of multiple peaks at the
retention time of Dioxenethion, caused by possible interferences, made quantitation of
the analyte impossible. The chromatogram is shown below.

DAD B, Sig=210,40 Ref=off (051103\6788680.0)
mAU s o
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The surrogate recoveries ranged from 65.0 to 97.6% with exception to sample HER-
BDO02 at 42.4% due to loss of extraction solvent and sample HER-GP08-GW Duplicate,
which may have been due to interferences in the peak. Samples received on 08/28/03 and
05/03/03 were extracted on 09/03/03, but have not been reported at this time due to

instrument malfunction.
Authorized By: M "‘(/Z"\-

Michael S. Bonner, PhD.
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